


;? # gp* 
I PRODUCT 

ANALYST WORKSHEET Crabmeat 
3 SEALS 0 INTACT 4. iXTE RECEIVE? 5. RECEIVED FROM 

;$jNONE .a BROKEN 1 l-l 5-02 Gianna R. Costo 

2. SAMPLE NUMBER 

202758 
6 DISTRICT OR LAB 

DEN-DO 
T DESCRIPTION OF SAMPLE 
3ne cardboard box identified as “202758” by attached form FDA 525 containing 12 intact CZULS of product. 

5 NOTAPPLICABLE 

NET a NOT DEIERMINED 
CON- 

TENTS UNITS EXAMINED 
-- 

10. SUMMARY OF ANALYSIS 

DECLARC’UNIT 1 LB. - 453.6 GRS 
MOUNT FOUND 

W  OF DECLARED 

9. 
I 1 ORIGINAL(S) SUBMITTED 

LABEL- 
I 

COPIES SUBMilTED 
ING 

I 17 NONE 

CONTAINER: 

LAE3ELIMG: 

CODE: 

I’RODUCT: 

ANALYSIS: 

METHOD: 

REsT2-LTs: 

Cylindrical metal can with a diameter of 10.0 cm and a height of 8.5 cm. 

Multi-colored printing sides and top of can. Q, U& p: 1 ntiy Nl bL\dorll d CRfl . 

"709202" in black ink on bottom of subs I-3. 
"6092 12" in black ink on bottom of subs 4-5. 
“209212" in black ink on bottom of subs 6-7. 
“209192” in black ink on bottom of sub 8. 
“110012” in black ink on bottom of sub 9. 
“ 109 132” in black ink on bottom of sub 10. 
“509212” in black ink on bottom of sub 12. 
Code on bottom of sub I.1 is not legible due to smudged ink. 
“USE BY:” date on sides not legible due to smudged ink. 

Crabmeat. 

Chloramphenicol. 12 subs each individually analyzed. 

LIB 4289, “Confirmation of Chloramphenicol Residues in Crawfish by Electrospray LCIMS,” 
modified for crabmear (See Attachment C). 

Ippb. lppb posirive control met confirmation criteria for chloramphemcol. Blanks and negative 
control failed IO meet confirmation criteria for chloramphemcol. 

AL Sample met confirmation criteria for chlorampherucol. 
- Sample failed to meet confirmation criteria for chloramphenicol. 

11. RESERVE SAMPLE 
One cardboard box officially sealed ?02758 I I- 15-02 Lori E. Hibbard” and identified as in Block 7, containing 1 plastic bag 
of product- id&ifi&“202758 sub I 11 -I 5-02 LEN” and 11 cans of product. each identified *‘202758 LEH I l-15-02” and by 
sub number 2-12. respectively. Each oi 12 subs contains approximately 350 g of product. Also contamed in outer box is one 
plastic bag containing 12 smaller bags of ground product (abcmt 50 g), cnch identified TO2758 1 lil5’02 LEH” and 
lesianated as reserve of subs l-12. 
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PRODUCT SAMPLE NUYBER 
CONTINUATION SHEET Crabmeat 202758 

-.a 

._ ‘Standard&reparations (done by RHL) 

USP reference standard Chloramphenicol (CAP), Lot N 

5.088 mg C4P -+ 50.00ml acetonitrile (ACN) 
1 

C = 101.76 ugml STOCK 

OSOOml + 50.00ml ACN C = 1017.6 rig/ml MTEFWEDIATE I ‘I 
1 .Ot$nl + iO.OOml ACN C = 101.76 @ml FINAL 

Balance used: Sartorius M5P hlicrobalance (FDA z 170 1450) 

Original data kept in logbook in lab. ’ 

ILevel Spiking 

1 ppb spike- 
100111 Final Std + 1 O.Og 

lOOui x 101.76n~~ml x lmUIOOOul = I.OZppb 
lO.Og 

+ 
2ppb spike- 
2OOul Fin;1 Std + lO.Og 

L 200~1 x 102.4n.e/ml x ImU100Od = 2.Wppb 
1O.fJp 

Chromatographic Standard Preparation (done by RHL ) 

OSOOml Stock Std + 50.00mlO. 1% formic acid C = 1017.6 nqml INTERMEDIATE 
* 

3001.11 + lO.OOml 0.1% formic acidC = 40.7 ne/ml FINAL 

Standard level: 
40.7rl.wmi x .25OmI (/hai volume ofsamples/ = I.OZngg or 1.02ppb 

IO. Og (sample sue) 

Solvent Blank 

FORM FDA 4318 (2002) Vwsion 1.0 
PAGE a OF ‘? PAGES 



. . 
PRODUCT 

GENERAL. CONTINUATION SHEET SAMPLE NUMBER 

3Ci3t.S8 1 
.Uiquor oi tissue taken from each subsample and welghed out to approslmateiy 1 OOg. Individual aIiquots ground and 
sphr mto IWO bags - half for the analysis and half for reserve. 

Balance used: Sartorius 3713lP ED.4 MC908821 

MLVSTiSi 

\ 
‘3RM FDA-ljla tZNJi!l Vws~on 1.0 
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PRODUCT 
CONTINUATION SHEET 

._ .<- -.,. 
: -WEIGHINGS (done by Cc H on \I- I~~~) -- 

1 Og of tissue welghed out for analysis. 

Sample 

Sub 1: lo C\y Sub 7: q .9’? 3 
Sub 2: \oJC’q Sub 8: 1~ 013 
Sub 3: ‘c.cq 

g ;,:;o;;,s Sub4: IO co9 a 
Subs: IL! C&, Sub II: ‘c ,@+ 
Sub,‘j: !C.OO 

‘, 
Sub 12: IQ.@\ 

‘I 

spike -. 

Negative control weight (lppb spike): I@ c Gq 

Negative control weigbt (2ppb spike!: ’ @ CC3 

Control 
1, 

Negativ:, conuol weight: \ 0 CC 3 

SAMPLE NUMBER 
Crabmeat xw5B 

// 
/ 

/ 

,/’ 

’ -- 
. ’ 

i___ * 

b Balance used for weighingss: 
SGCttlrf~Us 3713 b-6’ 

KC1 0930 
IF& 

.- 

I EXTRMTION (done by LEH 

Reagent bhnlc. negative 

Spike Preparation (done by 

Negative control wet-spike 
amounts. 

/ 

extraction minus ussue. 

ANALYST(S) 

iJac c, &(&Jz,r Jz /&L/L PAGE “( OF q PAGES 
FORM FDA 4311 (Uwn) Vwsim 1.0 



!&NEj?ALm CONTINUATION SHEET PRoDUCT 

% R.A. 

of 194 

in MS1 

of 323 

% FL.%. 
of 

2571259 

in MS’ 

of 323 

/ c- - - v 

- 

+- +- 

- 

- - - - 

--I 
- 

+ + +,+ + 

-7 
5 b - 

13 I I 
-1-l -I - - 

-1 -- - - 
I 

-  

-1 .-/ -i -  -  

v -  -  -  -  

-  -  -  -  -  I 

-  -  
: -  

-  -  -  

-  -  -  -  -  

-  -  
-  

-  

r I? 

atwe abundance from spectral tabulation. 

- -- - 

:ORhl FDA 4318 (2DO2) Vatin 1.0 
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PUODWT 
CONTINUATION SHEET 

SAMF%5NUhl8ER 
Crnbmeat am58 

--p 

‘, .WEIGIZCXGS (done by L Eti on u- 1S-r3 

I Og of tissue weighed out for analysis. 

Sample 

Sub 1: 10 .c\q 
Sub 2: r~ .C 1 
Sub i: ~a .c\ 
Sub4: ,t.C s’ 

a Sub 5: to c 
Sub 6: \(> .ogj 

Spike 

Negative ~control weight (1 ppb spike): 4 .? 54 

Negative control weight (2ppb spike,: / u- 0 ’ 1 

ControI 

Negative control weight: ((J-21 y 

Balance used for weighings: 
5x+cc-hJ~ 3713 mp 
WW4~ 

!’ 

EXTTUCTTON (done by c&’ on /I- !’ -” r * 

Reagent bi!ank. negative control. spike. and each subsampie individually %tracted and taken thrbu& analysis. 

Spike Preparation (done by fly on /b !Jeu)L 

Segatlve conuol wet-sp&ed with final standard solution before taken throug& extracnon. See Spikmg Leveis for 
amounts. 

Reagent Blank Preparation . 

- Reagena ofanalysis taken through extraction minus tissue. 

f 

3RM FO&43la GMZl Venlon 1.0 
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Sample IiT’ 
:+) if meets criteriun (-) if not me 
ST for 1 ST for ST for 

e******* 

ST for 
194 in 
MS2 of 
321 
(2 10x 
control) 

+ 

- 

v/A 

-t 

5 

- 

% RA. 
of 257 
in MS’ 
of 321 

% R.A. 
of 194 
in MS’ 
of 323 

% R.A. 
of 
257t259 
in .MSZ 
of 323 

% RA.’ 
of 194 
i.UMS2 
of 321 

257 in 194 in 
IMP of MS2 of 
321 323 
(2 10x (2 10x 
controls control) 

2571259 in 
MS2 of 
323 
(2 10x 
control) 

ct 

l,=j% 
j of std 

::l) 
@750/o of 
1pPb 
SPW 

lppb srd 
= a+ 1 - 
Sokent ! 
Blank ’ - 
COtlUOl i % - 

- 

2 wb 
smke l- 
Reagent 
Blank - 
Sub 1 i 

i i 
Sub 2 

j t 
Sub 3 

/ c 

39 
I 

Sub -! 
I - 

lppb std , 
=2 c+ 
Sub 5 

tl- 

Sub : 
‘t I - 

z\ 17 - - - 

; L 37 3 
lrn the nvz 32 I- 194 chromatop ’ Retennon Time t RTI taken 

- ‘?‘oR;\. IS 0,/o relauve abundance 6om spectral tabulatton. 
’ ST is sqai threshold. 

ANALYST(S 
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PRODUCT SAMPLE NUWBa 
GENERAL CONTINUATION SHEET Crabmea t 202758 

. 
-.‘i _ - ‘.- 

Using an ion trap instrument the following criteria must be met for posirive qualitative confirmation of 
chloramphenicol: 

I) Spectral criterium: a) The ion m/z I94 [M-H-(NH$IOCCI,H]‘ must be observed in the MS’ spectra f&n both 
parent ions (m/z 321 and 323). and should be a predommant peak in the mass range m/z 100-300. b) In addition, the 
ions corresponding to [M-H-(HCOCI)]- (m/z 25-I in MS2 spectra of 321; mlz 257 and 259 in MS’ spectra of 323) 
must be observed with an approximate relative abundance to the base peak I~Z 194 as is observed in the external 
standards. Other peaks that may be observed in the MS’ spectra. but are not required for confirmation, include m/z 
24,9 [&H-(IHCl)], mlz 176 [m/z I94 - (HzO)]-, and m/z 152. Any orher prcdominunt fans in rhe spccrra should be 
uble ro be erplarned /i.e. presew in reugent or math blank). 

2) Signal threshold criterium: The integrated signal for the following ion transitions (m/z 32 I -. 194,323+194, 
32 l-257,323-+257+259) at the retention for CAP should be greater than or equal to ten times rhe sign& from 
these same ion transitions at the corresponding retention time from a matrix blank (conuol) analyzed the same day, 

3) Retention time criterium: The retention time should be : 5% ofan external standard run on that day. 

For lab classification purposes, the area abundance of the integrated signal for m/z 32 I- 194 is evaluated against the 
area abundance of the same signal in rhe I ppb spike. 

Parameters Instrument 

Finnegan LCQ DECA Ion Trap Mass Spectrometer coupled to a modular Spectrasystem LC system. The components of 
the LC system include a SCM1 000 degasser. P4000 LC pump. AS3000 autosampler. and a UV6OOOLP UVNIS 
detector. The sofnvare used uas Xcaliber Version 1.2. 

$ 

The insnument was tuned wuh a 1 ng/pL CAP solution made by diluting 50 FL of CAP Stock Stanlixd solution. 
c 

The LC Col,umn was an Xterra phenyl(2. I x IO0 mm. 3.5 p. Waters Corp. P/N 18600 I 180). c 
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